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49 (2H, dt, CH 2 N), 3. 80-3. 99 (9H, m, OCH3, NCH 2 py, CH), 7.12(3H, ddd, py), 

7.35(3H, d, py), 7.45(1H, d, py) , 7.58(3H, ddd, py), 8.02(1H, dd, py), 
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/\->-2-*-;W200mg (0.37mmol) W7-b h- h V ;Mf?R20mHl, ^ft**^ h V 
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Rtfclfc, U v^on^ >50ml 7K50ml £ tDx.^?S L, v^nn 

^-«U 71.2mgOBlft$J<H#*:o 

1H-NMR (CDCI3, 300MHz) : S 2. 46-2. 69(4H, m, CH 2 ), 3. 65-3. 95(13H, m, N 
CH 2 CH 2 N, NCH 2 py, CH), 6.06(1H, d, Ar), 7. 08-7. 13 (3H, m, py), 7.32(3H, d, 
py), 7.42(1H, d, py) , 7.56(3H, ddd, py), 7.96(1H, dd, py), 8.44-8.48(3 
H, m, py), 8. 19 (1H, d, Ar), 8.83(1H, d, py)o 
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MALD I -TOFv^x^^ h)V<Dffi%:i. mi t LT^-To 11^ 53^ 
^->e-^^926.22 (exact mass: 926. 11) t LTlSffl^ti, 910.24(7) 

[0 0 9 7] 

(MitFU 2 - 1 ) 
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NH~HN 




C V) H 37 N,,0 9 PZn 2 
Mol. Wt.: 929.49 
Exact Mass: 926. 109626 



miiE# 2 004-300371 1 



4&m 2003-1 13707 



^-v: 21/ 



fc~*^->137mg (0.56mmol) Wy>f;V^^7^ K (10ml) ?#ff£^ 1,1'-* 
iV->M 5 **V*-;W16mg (0.72mraol) £»U 2 BfHUKS^-tf: 

tio Z<V'ik, Kfc ; m*7mL, $i^!ll-4-t ; i#^N ) N,N'-h»;(2-t: I J v*;**- 
^)-N'-[5-N"-(2-7 ^ yif^)^l/;^^ h * v#;w-K^;W-2-fc: 'J v ^ 
p< f^]-U-y7 5 y 7°o/N°>_2-^--;U260mg (0.48mmol) Oy^fWfAT 
^ K (3ml) iifMiTL, ^P^*^LTM7a-e2B#r H mti:>^-ti:/Co 
[0 10 0] 

a££*TiL RSfftSrTK (50ml) CgAL, ^od*;^ (50ml) "C 2 lelttai 
ffi^U 265mgcOgl^£t#7t:o 

1H-NMR (CDC13, 300MHz) : a 1. 27-1. 47(2H, m, Ofe), 1. 50-1. 75(4H, m, CH 2 ) 
, 2. 13-2. 26 (2H, m, C0CH 2 ), 2. 52-2. 74 (5H, m, NCH 2 , SCH 2 ), 2. 79-2. 88 (1H, m 
, SCH 2 ), 3.01-3. 12 (1H, m, SCH), 3. 43-3. 65 (4H, m, NCH 2 CH 2 N), 3. 80-4. 02 (9H 
, m, NCH 2 Py, CHO), 4. 22-4. 28(1H, m, NCH), 4. 42-4. 49(1H, m, NCH), 5.83(1H 
, bs, NHCO), 6.60(1H, bs, NHCO), 7.07-7. 18 (3H, m, Py), 7. 31-7. 38 (3H, m, 
Py), 7.44(1H, d, Py), 7.59(3H, ddd, Py), 8.03(1H, dd, Py), 8.15(1H, bs, 
NHCO), 8. 42-8. 58 (3H, m, Py), 8.94(1H, d, Py) Q 
[0101] 

[0 10 2] 
Ut2 2) 
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±.tm&M2- 1 x&j&Lfzit&wzv >mmmm (p 11 = 6. 8 6) nmm 

[0 10 4] 
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MALD I -TOFvxx^^ h^O^^Sr, H3fc It^fo EI 3 >K 
* > kf- ? ^?989. 56 (exact mass :989. 19) <h L TtSSO $ ft^o 
[0 10 7] 

(SUfcfll 1 ) 10% Native-*"'; 7^'J^7 5 VY)Vm%ikWi 

[0 10 8] 

1 2 5mM T r i s (p H 6 . 8) 

4. 5% (w/v) 'J^T^ K (T* 'J;V7< K : \£XT9 x ) frT 

U'=3o: l ) 

3 7 5 mM T r i s ( p H 8 . 8 ) 

1 0 % (w/ v ) *°'J T * 'J ;l/T < K (T 9 l ) )\/T X Y \ \£ 7sT Z >J ;V7 5 
K= 3 0 : 1 ) 

wMY^m p nmmm. ( p h 8 . 3 ) 

2 5 mM T r i s 

1 9 OmM ^'j ->> 




HO. 



o 



C 4 oI-U & N, 0 O s PSZn, 
Mol. Wt.: 992.69 
Exact Mass: 989.185435 
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1 0% (w/v) /'J-tD-jb 

0. 1% (w/v) BPB (7'OA 7x7 : mRrfeHv- # -) 
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10 10 9] 

>k\~, l : * ^mnr^r^ 2 : z?-*/-^ > (U>gJHtM) , 3 : /?- 

[0 110] 

tL7^^^^±is^^u i - 6 xmm Lfz*§twi<zi%2>msmfamm (50 ^ 

t^7->-7''J 'J T> Fr^-MiO^^Bi: LTIU2 C^-f 0 
[0 111] 

EI2<7)M*K ^#&B^^ViCJ:n(i\ >^^L^/?-*-tf-f > (2) 

[0 112] 
[^<7)^] 

) £-£/^-c£&o got, ^^w^^^^^iiffl-r^ 

[0 113] 

im 1 1 *!§HJtC'f£&&i&|t#:<7)MALD i -TOFv^x^^ h ;P 
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[H3] #f&9§K^£3Ef&i§ft:c7>MALD I-TOFv^7^^h^ 



2004-300371 1 



mm 2003-113707 



1/ 



[HI] 



mm 




CD 
O 
O 

o 



"1' ■' 
o 
o 
o 

CO 



o 
o 
o 
<0 



o 



o 

, o 
o 



o 
~ o 

CD 



o 
o 
oo 



CO 



o 
o 



o 
o 

CD 



o 

o 



o 
To 

q: 



f o 

2 
o 

(/> 



= o o 



o 

o .£ 

^ » ^ d 

CM o 

r. £ ■* 

> £ 

< 5 



s 



5 



> £ 



<5 2: 
§ 

"9 



O 
O 

o 



O 



o 

8 



sjunoQ 



5 



5 



o o 

— 1> 

1 1 

s 



tBIE# 2 0 0 4 - 



3 0 0 3 7 11 



&m 2003-113707 




tBSE#2 004-300371 1 



mm 2003-1 13707 



3/E 



[HI 3] 




S 

o 



o 

g 



aJiE#2 004-300371 1 



mm. 2003-1 13707 




ffiSE# 2004-3003711 



^-v: l/E 



2003-1 13707 



as m a n s it 



tt SU # [000134637] 
1 . B 19 9 1f 4 £ 1 5 B 

E»f ^mmr^m-^'m^mm 2te 6#i-^- 



tBIE#-S§- mtiE# 2 0 0 4 - 3 0 0 3 7 1 1 



